General Method All reactions were carried out in well-cleaned and oven-dried glassware with magnetic stirring. All starting materials were obtained from commercial sources and used without further purification.
1 H and 13 C NMR spectra (400 and 100.6 MHz respectively) were recorded on a Jeol JNM-LA 400 instrument using TMS as an internal standard. FT-IR spectra were recorded using Thermo Scientific, Nicolet iS5, iD5 ATR instrument. Mass spectra were measured using Thermo Quest LCQ DECA plus. Optical rotations were measured on a Horiba SEPA-300 polarimeter for a soln in a 1-dm cuvette. TLC was carried out on Merk 25 TLC aluminum sheets silica gel 60 F 254 .
Glucopyranosides 1b-9b; General Procedure
A mixture of methyl 4,6-O-benzylidene-acetals 1a 9a (0.5 mmol), NaHSO 4 ·H 2 O (1.5 mmol) and solvent was stirred for the time indicated in Table 2 , followed by filtration through Celite and addition of K 2 CO 3 (100 mg) to the filtrate for neutralization. After filtration of K 2 CO 3 through Celite, the filtrate was concentrated and the residue was purified by column chromatography (silica gel) or recrystallization to give the product. 62.4, 70.3, 70.6, 73.1, 75.4, 76.7, 79.7, 81.2, 98.1, 127.9, 128.0, 128.1, 128.5, 128.6, 137.9, 138. 564, 664, 732, 811, 830, 907, 972, 995, 1036, 1173, 1190, 1360, 2927 Hz, 2H, PhCH 2 ), 7.77 (d, J = 8.4 Hz, 2H, PhCH 2 ). 13 C NMR (100.6 MHz, CDCl 3 ) δ 21. 70, 21.75, 55.5, 61.7, 69.2, 70.7, 75.5, 80.4, 97.0, 128.0, 128.3, 129.81, 129.84, 132.3, 132.9, 145.3, 145.4 69.6, 71.3, 71.5, 74.3, 97.1, 128.4, 129.08, 129.15, 129.87, 129.88, 133.3, 133.5, 166.0, 167. 3, 63.0, 68.8, 69.1, 72.9, 73.5, 75.6, 98.6, 127.8, 127.9, 128.0, 128.4, 128.5, 138.0, 138. 
Compound Characterization Data
Methyl 2,3-di-O-benzyl--D-glucopyranoside (1b)
Experiments concerning the solubility of NaHSO 4 .H 2 O and NaHSO 4 in MeOH
In a 20 mL of flask (5 flasks), 60 mg (0.5 mmol), 120 mg (1 mmol), 180 mg (1.5 mmol), 240 mg (2 mmol), and 300 mg (2.5 mmol) of NaHSO 4 were placed in methanol (6.9 mL). On the other hand, in a 20 mL of flask (5 flasks), 69 mg (0.5 mmol), 138 mg (1 mmol), 207 mg (1.5 mmol), 276 mg (2 mmol), and 345 mg (2.5 mmol) of NaHSO 4 .H 2 O were placed in methanol (6.9 mL). Then each mixture was stirred vigorously at room temperature (23 __ 26 ºC). After 2 h, the mixture was filtered and the obtained solution was evaporated and the residue (NaHSO 4 ) was dried. The horizontal axis indicates the amount of NaHSO 4 and NaHSO 4 .H 2 O (mmol) put in methanol (6 mL). The vertical axis indicates the recovered amount of NaHSO 4 and NaHSO 4 .H 2 O (mmol) as treated above. 
